DRAFT 


nm 0 3 2oot 


VALIDATION RESULTS FOR METHOD NO. Covance Madison MP-CMET-MA 



ANALYTE 


MATRIX 


DATE 



17X 


Human urine 


DMT:vvjthin:+/-20% 


STANDARD ERROR OF 
ESTIMATE OF QC SAMPLES 
concentration units) 


SEE = S.D./SQRT(# of 
determinations 



Low QC 


Med QC 


High QC 


DESCRIPTIVE INFORMATION 
ON INSTRUMENT RESPONSE 


Function (Linear, Quadratic, etc. 




Other (mean regression value 


Linear 


1.21604E-05 


-5.052E-04 


0.99851 (1 /v weighted 


RECOVERY (as a % 


Level 1 QC in human urine = 


Level 2 QC in human urine = 


Level 3 QC in human urine = 


Level 4 QC in human urine = 



OE^lil^SnBlKSIEQiSQuia 





9 


91.3% 


9 


Uai'^uiEied as a % ct'.iie h-ri'jht r-a;,!* 

C L'seived /ore:vrac;SC m ?trw rcooficlitutcs^.* 
w.Jh j,:rri rr; '.'ti;;:;!'. . 


Microsoft Excel 97 

7209-109 CaffeineSummary.xls 


11/12f01 9:43 AM 


PM3006635887 


Source: https://www.industrydocuments.ucsf.edu/docs/zpcj0001 


















































































































DRAFT 


VALIDATION RESULTS FOR METHOD NO. Covance Madison IWP-CMET-MA 


ANALYTE 

MATRIX 

DATE 


137X 

Human urine 
23-Aua-01 


LLOQ 

DMT:withir +/-20yfr 
^RSD =;+/-; 15%^ : 



STANDARD ERROR OF 

ESTIMATE OF QC SAMPLES 
(concentration units) 

-'i: ■ 

SEE =S.D./SQRT(#of 
determinations) 



MEAN 


1014.7 ng/mL 


RSD 1,5% 


RELATIVE 
STD. DEV. r%] 



LowQC 


Med QC 


High QC 


III III 1 11II ii Mterataiwiw 


22785.0 nq/mL 


DESCRIPTIVE INFORMATION 
ON INSTRUMENT RESPONSE 


Function (Linear, Quadratic, etc. 




Intercept (mean 


Other (mean regression value 




Level 1 QC in human urine ^ 


Level 2 QC in human urine ^ 


Level 3 QC in human urine = 


Level 4 QC in human urine = 


Results with different sample 
amounts (results of QC 
evaluations) intra-assa 


LLOQ QC = 


LowQC = 


Med QC = 


High QC = 


Results with different sample 
amounts (results of QC 
evaluations) inter-assa 


LLOQ QC ^ 


LowQC ■ 


Med QC- 


High QC i 


STABILITY (assuming any 
degradation is linear) 


a) Room Temperature in Matrix 
(+/- %/24 hrs) 


b) Freeze/thaw (+/- %/3 cycles 


c) Injector (+/- %/24 hrs 


Linear 


3.494E-05 


6,019E-03 


0.99860(17v weighted 





26445-0 ng/mL 


96.5;. 


95.0% 


94,7% 




1014.7 ng/mL 


3044.0 ng/mL 




1173.9 


3064.13 


11449.7 


23232,3 




1014.7 ng/mL 


11415.0 ng/mL 



n/a 


3100,20 


11514.3 


22730,7 


% maximum 


% maximum 


% maximum 



Microsoft Excel 97 
7209-109 Caffeine Summary.xls 


11/12/01 9:43 AM 


PM3006635888 


Source: https://www.industrydocuments.ucsf.edu/docs/zpcj0001 











































































































VALIDATION RESULTS FOR METHOD NO. Covance Madison MPCMET-MA 




ANALYTE 


MATRIX 


17U 


Human untie 


DATE 

23-AU3-01 


LLOQ 

: OMTiwi1hiri:+/-|2;0%;;! 
RSD-4>-'15% 

1009.1 ng/mL 
Accuracy 

RSD 1,9% 





STANDARD ERROR OF 
ESTIMATE OF QC SAMPLES 
concentration units 


SEE = S.DTSQRT(# of 
determinations 


LowQC 


MedQC 


High QC 


DESCRIPTIVE INFORMATION 
ON INSTRUMENT RESPONSE 


Function 


Intercept (mean 


Other (mean reoression value 


RECOVERY (as a % 


Level 1 QC in human urine ^ 


Level 2 QC in human urine ' 


Level 3 QC in human urine ' 


Level 4 QC in human urine = 


Results with different sample 
amounts (results of QC 
evaluations) intra-assa 


LLOQ QC = 


Low QC = 


Med QC = 


High QC = 


Results with different sample 
amounts (results of QC 
evaluations) Inter-assa 


LLOQ QC = 


Low QC: 


Med QC = 


High QC = 


STABILITY (assuming any 
degradation is linear) 


a) Room Temperature in Matrix 
(+/- %/24 hrs) 


b) Freeze/thaw (+(- %/3 cycles 


lector (+/- %/24 hrs 


Bllill 



% maximum 


% maximum 


l% maximum 


Microsoft Excel 97 

7^209-109 Caffeine Summary.xls 


11/12/01 9;43AM 


PM3006635889 


Source: https://www.industrydocuments.ucsf.edu/docs/zpcj0001 
















































































































DRAFT 


VALIDATION RESULTS FOR METHOD NO. Covanee Madison MP-CMET-MA 



ANALYTE 


MATRIX 


DATE 



STANDARD ERROR OF 
ESTIMATE OF QC SAMPLES 
(concentration units) 


SEE = S.D./SQRT(tt Of 
determinations 


Low QC 


Med QC 


High QC 


DESCRIPTIVE INFORMATION 
ON INSTRUMENT RESPONSE 


Function (Linear, Quadrati 


Slope (mean) 


Intercept (mean) 


Other (mean regression val|99484(1/y weighted) 


RECOVERY (as a %) 


Level 1 QC in human urine = 


Level 2 QC in human urine = 


Level 3 QC in human urine = 


Level 4 QC in human urine = 


Results with different sampl 
amounts (results of QC 
evaluations) intra-assay 


LLOQ QC = 


Low QC = 


Med QC “ 


High QC = 


Results with different sample 
amounts (results of QC 
evaluations) inter-assay 

LLOQ QC = 


Low QC = 


Med QC = 


High QC = 


STABILITY (assuming any 
degradation is linear) 


a) Room Temperature in Matrix 
(V- V24 hrs) I 


b) Freeze/thaw (+/- %/3 cycl 


c) Injector (+/- S/24 hrs 
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7209-109 Caffeine Summary.xis 
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PM3006635890 


Source: https://www.industrydocuments.ucsf.edu/docs/zpcj0001 






































































































VALIDATION RESULTS FOR METHOD NO. Covance Madison MP-CMET-MA 



MEAN 

RELATIVE 
.STD. DEV /%> 

RANGE I 

SEE (cone 


ANALYTE 


MATRIX 


DATE 




DMT within * 1 - 
RSD = 


1030.2 ngymL 
Accuracy 105.4% 
RSD4.6% 



STANDARD ERROR OF 
ESTIMATE OF QC SAMPLES 
concentration units 


SEE = S.D./SQRT(# of 
determinations 



DESCRIPTIVE INFORMATION 
ON INSTRUMENT RESPONSE 


Function (Linear, Quadratic, etc. 




other (mean regression value 


Linear 


2,367E-05 


3.911E^3 


0.99898(1/vweiahted 


RECOVERY (as a % 


Level 1 QC in human urine = 


Level 2 QC in human urine = 


Level 3 QC in human urine = 


Level 4 QC in human urine == 


Results with different sample 
amounts (results of QC 
evaluations) intra-ass 


LLOQ QC : 


Lov/ QC : 


Med QC! 


High QC = 


Results with different sample 
amounts (results of QC 
evaluations) inter-ass 


LLOQ QC = 


Low QC : 


Med QC = 


High QC = 



1085.8 


2999.9 


11259.31 


23071.1 


n/a 


3106.8 


11372.69 


22558.1 


CalGulate<i:as .i --i r.f Ihe uimK Iv ;]lit 
observedf'br^:<',[:Hct-;1 iri;iii :t iu::r..iiiii 

with standard solutions- 


STABILITY (assuming any 
degradation is linear) 


a) Room Temperature in Matrix 
(+/- %/24 hrs) 


b) Freeze/lhaw (+/- %/3 cycles 


c) Iniector (+/- %/24 hrs 



% maximum 


% maximum 


% maximum 





1C21.3- 1160.8 


2973.6 - 3041.5 


10864.3- 11577.6 


22418.4 - 23780.5 



n/a 


2973.6 -3432.8 


10864.3- 12140.9 


20730.6 - 24082.7 




Microsoft Excel 97 

7209-109 CaffeineSummary.xls 


11/12/01 CaffeineSummary.xls 


PM3006635891 


Source: https://www.industrydocuments.ucsf.edu/docs/zpcj0001 





















































































































